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TEMIIEPATYPHO-IIPOT'PAMOBAHA JIECOPBIIIMHA
MAC-CIHEKTPOMETPIA Y BUBYHEHHI 'TETEPOI'EHHOI'O
O30HOJII3Y BYTOKCHAEPOCUJTY

T.B. Ckxopoooraruii, B.O. IlokpoBcbkuii

Inemumym ximii nosepxni Hayionanvhoi akademii Hayk Ykpainu
eyn. I'en. Haymosa 17, 03680 Kuis-164

3paszku 6ymokcuaepocuny 6yau eumpuMano 6 ammocghepi 0301y i 00CAIOHCEHO MEMOOOM
memnepamypHo-npocpamosarnoi decopoyiinoi mac-cnexkmpomempii (TI1/] MC) 6 inmepsani 6io
kimuamuoi memnepamypu 0o 800°C. 3 excnepumenmanvuux OaHUX 6USHAYEHO MEPMIuHi iHmep-
8anu cmabinbHocmi ma i0eHMugiko8aHo NPOOYKMmMu 030HOI3Y.

Samples of butoxyaerosil were exposed to ozone atmosphere and examined by
temperature-programmed desorption mass spectrometry (TPD MS) in the interval from room
temperature up to 800°C. Thermal intervals of stability have been found from experimental data
and ozonolysis products have been identified.

Beryn

Jlo6oBi Bapiallii TeMnepaTypy B BEpXHIX IIapax aTtMochepd MOXyThb OyTH aJeKBaTHO
MO/IeIbOBaH1 3MIHAMU TEMIIEPATypPH B MPOLIECI TEMIIEPATYpHO-IIPOrPaMOBAHOTO J1eCOPOLIITHOTO
mac-crekrpomerpuudoro (TII MC) ekcniepumenrty, 1o 3a3suyaii ckianaots 20-900°C, npu
IIBUJIKOCTI 3MiHK TemmepaTypu npu6iusHo 0,1°C/c. BakyyMHi yMOBH Mac-CIIEKTPOMETPHYHOTO
eKCIIEPUMEHTY TaKOX MOJAI0H1 A0 cTpaTocepHUX: MPOIYKTH peakiliii BUJANISIOTHCS 3 MOBEPXHI
HAaHOPO3MIPHUX YacTUHOK. [lojanpmmii po3BUTOK MOJETIOBAHHS 1 €KCIIEPUMEHTY IOBHUHEH
BKJIIOYATH JI0JIATKOBI (haKTOpH, 110 BIUIMBAIOTH HA Mepedir reTeporeHHuX peakiiiii B atMocdepi
Ta cTpaTtocdepi (ynbrpadioneToBe ONpOMiHIOBaHHS, KOPIYCKYJISAPHI MyYKH TOLIO).

MeTo1o 1bOro JOCTiKEHHs OyJI0 BUBUEHHS XapaKTEPHUX OCOOIMBOCTEN 030HOMIZY ¢i-
3UYHO Ta XIMIYHO aACOpPOOBAaHMX MOJIEKYJ OyTaHOJIy SIK MOJENi 030H-pYyHHYIOUHMX CIIOJIYK Ha
MOBEPXHI HAHOPO3MIPHUX aTMOC(HEPHUX Ta CTPATOC(HEPHUX aepO30JIiB.

EKCHepI/IMeHTaJILHa qacTuHa

byrokcnaepocunu Oynu cunTe3oBaHi Ha Kanycbkomy ekcriepuMeHTaJIbHOMY BUPOOHMII-
TB1 [HCTUTYTI XiMii moBepxHi HAH Ykpainu. 3pa3ku BUTpUMYBAIUCh B aTMOC(HEP] O30HY MPOTS-
rom 15, 30, 60, 120 ta 240 xs.

O30H, BUKOPUCTAaHUN B €KCIIEPUMEHTI, BUPOOJISABCS B (OpMi CyX0i KUCEHb-O30HHOI CY-
MiIlll Ha reHeparopi, po3pobneHomy B IHctutyti Ximii nosepxni HAH Ykpainu. O30H0m13 Bia-
OyBaBcsl B CKIISIHOMY 00’€Mi B HaJUIMIIKY 030HY B moToti (1,5 r/rox.). KoHuentparist 030Hy mif-
TpUMyBaJacsi OCTIIHOO Ha piBHI 2% 3a J0NOMOroi0 (HOTOMETPUYHOIO KOHTPOJIIO. 3pa3KH, 00-
poOJieH] MPOTArOM BHILEBKA3aHOTO 4yacy, PO3MIILIyBalIUCsA B KaMepi Mac-CIeKTPOMETpa sl 1o-
naneiioro ananizy. TITJ MC ekcniepuMmeHT OyB BUKOHAaHMH Ha OpUTiHAJILHOMY IMPHJIAJL Ha OC-
HOBi Mac-criektpomerpa MX 7304A (Cymu, Ykpaina) i MaB Taki TeXHI4HI XapaKTEpPUCTUKU: Jia-
nazoH Mac 1- 400 JI; po3noainbha 31atHicTh 1 M Ha Bucoti 10%; mBUAKICTH 3MIHU TeMIIepaTy-
pu (0,05-30) °C/xs.; Bepxns mexka Temneparypu 800°C.

Ximis, gpizuxa ma mexnonoeis nogepxui. 2003. Bun. 9. C.52-55
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Puc. 1. Tepmorpamu (m/z 31, 41, 56, 71) TemmepaTypHO-IIPOrpaMOBaHOTO PO3KIIaay OyTOKcHa-
epOCHIIIB: & — BUXIAHUH 3pa3okK; b — 3pazok micns aii 030ny npotsrom 30 XB.; C — 3pa3ok
MICIIS Jii 030HY MPOTSATOM 4 TO[I.

JleTki mMpOyKTH TEPMIYHOTO PO3KJIALy JOCTIKYBAJIUCA TaKUM YMHOM. JlucriepcHi 3pas-
ku Macoro 0,1-1 Mr po3MilyBanucst B KBapi-MoJIiOICHOBII KIOBETI Ta BiKa4yBaJHCs 0 BaKyy-
my 10" TTa, a moTiM mpreTHYBATHCS 10 CHCTEMH HAITYCKY Mac-criekTpomerpa. Intepdeiic peak-
TOpP/Mac-CIEKTPOMETP BKIIOYA€ BaKYyMHHUH BEHTHJIb 3 JiadparMoro 5 MM Ta TpyOKy HAaIycKy
noBxuHoI0 20 cM. PeakuiiiHuii mpocTip BIAKPUTHI B HANPsIMY JPKEpena 10HIB, 1 IPU 3aCTOCOBA-
Hiii mBuakocti migirpisy (6i1s 0,1 °C/c) iHTEHCHBHICTH I0HHOTO CTPYMY OYIKYETHCS HPOMOPILiii-
HOIO LIBUJKOCTI JiecopOiiii, oTxe, 1udy3iiHUMU epeKTaMu MOKHA 3HEXTYBATH.
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Pe3yabTaT Ta IXHE 00rOBOpEHHS

Tepmorpamu 030H0JI3y OyTOKCHaepocwily, HaBeneHi Buiie (puc. 1), ogepikaHi i TPhOX
AHAJIOTTYHUX 3pa3KiB, OJIMH 3 KUX HE MaB KOHTaKTy 3 030HOM (puc. 1, @), nBa iHIIi Oynu ekcro-
HOBaHi B OTOKY 030HY y npoTtsirom 30 (puc. 1, b) ta 240 (puc. 1, ¢) xB. [1’aTh MacoBUX yuces, a
came M/z = 31, 41, 56, 71, 89, Oyno oOpaHO AJs BiZOOpa)KeHHs 3arajbHOI KAPTUHHU B3a€MOJIT
OYTOKCHAEepOCHITY 3 030HOM.

Sk e BUIIMBaAE 3 puc. 1, TepMiyHa 1ecopOLis JETKUX MPOIYKTIB 3 MOBEPXHI AOCIIKEHUX
3pa3KiB XapaKTEePU3YEThCS IBOMA MAaKCUMYMaMHU TEPMIYHOI JecopOrii. Mac-CcrieKTpu npoayKTiB
necopOiii, 0 criocTepiranucs B KO)KHOMY 3 IMX MaKCUMYMIB, HaBEZICHI Ha pHC. 2. XapaKTepHi
TEeMIepaTypu MakCHMYMIB AecopOIii 3 MOBEpXHI BUXIAHOTO 3pa3ka OyTOKCHAEpPOCUIy JIOPiB-
HIOKOTH BigmoBinao 68 Ta 507°C. HaBeneni Ha puc. 2 Mac-CIeKTpH OJepKaHi JUist [[bOTO 3pa3Ka i
BIJIOBIAAIOTH puC. 1, a.
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Puc. 2. TII/] mac-criekTp Oyrokcuaepocuiy: a - pu 68°C; b- mpu 507°C.

SIK Lie BHILUIMBAE 3 aHalli3y Mac-crekTpa (a), ojep:kanoro npu temmneparypi 68°C, xapakrep-
HE CIHIBBIJIHOIIEHHS KOMIIOHEHT BIJIOBIJa€ BUJUICHHIO MOJIEKYJISpHOTO OyraHoiy. MokHa
NPUITYCTUTH, 110 HAABHICTH OyTaHOJIy Ha TOBEPXHI MOSCHIOETHCS 3aIMIIKaMH Mojau(dikaTopa B
npoiieci oepkaHHs OyTocuaepocuiy abo (i3HYHOI0 afcopOIlier0 MOJIEKYN OyTaHoJTy, 0 YTBO-
PIOIOTBCS TIPU T1ApOITi3i Oy TOKCUTPYIl Ha MOBEPXHI aepocuiy. HeszanexxHo Bif moXoJkeHHs Oy-
TaHOJy, IPUCYTHICTB JiHIT mpr M/Z=31 BKka3ye Ha HasSBHICTh caMe OyTaHOJY SIK TOJOBHOTO TPO-
JOYKTY TepMIiuHO1 1ecopO11ii 3 MOBEpXH1 OyTOKCHAaepOCUIly MpH Liiil TeMmepaTypi.

[MopiBHsiHHS TepMorpam puc. 1, a ta puc. 1, b Bka3zye ogHO3HaYHO Ha Te, IO TPOTATOM
NEPUINX TPUILATH XBUIIMH 3 030HOM pearye rnepeBakHo (GisuyHo ajgcopOoBaHMii OyraHOI, 1 1H-
TEHCUBHICTh MAKCUMYMY OyTaHOIy 3MeHIIyeTbest 10 30% Mo4aTKoBOTO PiBHS.

[MopiBHsiHHS 31 3pa3koM (C) CBIUUTH, LIO IMOJAIBIIOTO 3MEHILICHHS HE CIOCTEPIraeThes
IPOTATOM YOTUPUTOAMHHOTO eKcrepuMeHTy. Lle o3Havae, 1110 030HO13 Bi3UUHO a1c0pOOBAHOTO
OyTaHONy 3aBEPIIMBCS MPOTATOM TPUILATH XBWIMH, aje OUIsl TPUALSTH MPOLEHTIB OyTaHOTY
HEIOCSDKHI JUTSI TOAAIBIIOTO 030HOJTI3Y.

[Iloo TEpMIYHOTO PO3KJIAAY OYTOKCHUIPYI, JIOKAII30BaHUX HA MOBEPXHI OyTOKCHaepo-
CHITy, TO aHaji3 TepMOrpaM Ha puc. 1, a-C, Bkasye, 110 iXHiil 030HOJIi3 Bi0OyBa€THCSI MOHOTOHHO
1 Habararo moBuUIbHIIIE, HIK 030HOMI3 Qi3uyHO afcopboBaHoro OyraHousy. [IpoTarom 4oTuprox
TOJIMH KUIbKICTh OYTOKCUTPYII 3MEHIIYEeThCs puOin3Ho Ha 30%.

Cuniz 3BepHYTH yBary Ha yTBOPEHHSI HOBOI'O MAaKCUMyMY Ha pHc. 1, C Ui XapaKTepuCTH-
YHUX 3HAYCHb KOMIIOHEHT Mac-CIeKTpa 3 MacOBUMHU yuciaaMu M/z = 71, 89. Jlyxe BaKIMBUM €
TO# (hakT, 110 3rajiaHi Macu 10HIB-()parMeHTiB BiAMOBIIAIOTh MacaM, OUTHIIIMM 32 MOJICKYIISIPHY.
Bunaerscst BiporigHuM, 1o Ii pparMeHTH YTBOPIOIOTHCS IIISXOM IPUENHAHHS aTOMIB KHUCHIO
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710 TIPOAYKTIB PO3KJIaxy OYTOKCUTPYIl. XapaKTepHOIO PUCOIO PO3KIALy 3raJaHUX 10HIB € HasiB-
HICTh B Mac-creKTpi xapaktepuux ionis CHO" (m/z=29) ta CH,O" (m/z=30). IloBHa inenTudi-
Kallis BCIX 10HIB ()parMeHTIB B IUX MAC-CIEKTPAX MOTPEOYe MOAANBIINX JOCTITIKECHb.

TaxkuM 4MHOM, BCTAHOBJICHO, 110 Ha MOBEPXHI OYTOKCHAEPOCHITY IPUCYTHI SIK MOJIEKYIH
OyraHony B (Qi3M4HO a7cOpOOBAHOMY CTaHi, TaK 1 OYTOKCUTPYIH, XeMOCOPOOBaHI aKTUBHUMHU
HeHTpamu noBepxHi. JlecopOuis OyraHONmy crocrepirajgacs B TeMmmeparypHomy intepBaii 40-
120°C, Toni K BUAUIEHHS OyTeHy, MPOAYKTY TEPMI4HOIO PO3KIany OYTOKCHIPYII, TPUBAIO Bill
420 no 570°C. 1Ii pe3ysibTaTd aHaIOriuHi omyOnikoBanuM B po6oti [3]. Byno mokasamo, 1o
OKHCHEHHSI OyTOKCHAaepOCHIy MOYHHAEThCA 3 Qi3udHO aacopboBaHoi popmu. Ilicns miBroaus-
HOI i1 030HY croCTepiraaucs NPOAYKTH OKUCHEHHS 3 HU3bKUMH MOJICKYJISIPHUMHU MacaMu, IO
Bianosinamu monekyaam H,O, CO, CH;0, sk y ¢izuuno agcopboBanomy (MakcumyM mpu 80°C),
TaK i B xeMocopOoBaHomy crani (Mmakcumym mipu 250°C). Tlpu momasbliiii 1ii 030HYy XiMi4HO aj-
copOOBaHi MPOIYKTH 3HUKAIOTh 3 Mac-CIEKTPA.

BucHoBku

Mounekynyu BOJIM, CIIOCTEPEXKEHI B Mac-CIIEKTPI MICs MIBFOJWHHOI il 030HY, JAEMOH-
CTPYIOTh J0JaTKOBHI MakCUMyM TIpu poMiKHHUX Temieparypax (140°C), skuit Takox 3HHKAE 3
Mac-CIEeKTPiB MpH MoJaNbIiN 1ii 030HY. [IpoaykTH OKMCHEHHSI OYTOKCUTPYI BKIIOYAIOTh KUCE-
HBBMICHI ()parMeHTH 3 MacOBUMHU unciamMu M/z = 60, 71, 89, 101, OutbivMu, HK MOJICKYJISIPHA
maca Oyreny (m/z =.56). Bci BoHU 3HaX0aThcs B (i3MYHO acOpOOBaHOMY CTaHi Ha MOBEPXHi
Oyrokcuaepocuiny (temmeparypa makcumymy 6ist 100°C). ExcriepuMeHTabHI JaHi TOKa3yOTh,
mo 6mu3pko 30% ¢izuuHo agcopboBaHoro Oyranony ta 70% OyTOKCUTpyIl HE BCTYNAIOTh B pea-
KI1if0 IpU 00poO11i 030HOM MPOTATOM YOTUPHOX TOAMH.

Honsika
Astopu Bisuni C.1. IIpokonenky ta B.B. OcunoBy 3a nonomory B 06po01ii 030HOM 3pa-
3KiB OyTOKCHAaepOCUIIy.
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